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the probe-impinger assembly. Place a vacu-
um gauge at the inlet to either the drying
tube or pump, pull a vacuum of 250 mm (10
in) Hg, plug or pinch off the outlet of the
flow meter, and then turn off the pump. The
vacuum should remain stable for at least 30
sec. Other leak-check procedures may be
used, subject to the approval of the Adminis-
trator, U.S. Environmental Protection Agen-
cy.

8.1.4 Purge Procedure. Immediately be-
fore sampling, connect the purge line to the
stopcock, and turn the stopcock to permit
the purge pump to purge the probe (see Fig-
ure 1A of Figure 26–1). Turn on the purge
pump, and adjust the purge rate to 2 liters/
min (0.07 ft3/min). Purge for at least 5 min-
utes before sampling.

8.1.5 Sample Collection. Turn on the sam-
pling pump, pull a slight vacuum of approxi-
mately 25 mm Hg (1 in Hg) on the impinger
train, and turn the stopcock to permit stack
gas to be pulled through the impinger train
(see Figure 1C of Figure 26–1). Adjust the
sampling rate to 2 liters/min, as indicated by
the rate meter, and maintain this rate to
within 10 percent during the entire sampling
run. Take readings of the dry gas meter vol-
ume and temperature, rate meter, and vacu-
um gauge at least once every five minutes
during the run. A sampling time of one hour
is recommended. Shorter sampling times
may introduce a significant negative bias in
the HCl concentration. At the conclusion of
the sampling run, remove the train from the
stack, cool, and perform a leak-check as de-
scribed in Section 8.1.3.1.

8.2 Sample Recovery.
8.2.1 Disconnect the impingers after sam-

pling. Quantitatively transfer the contents
of the acid impingers and the knockout im-
pinger, if used, to a leak-free storage bottle.
Add the water rinses of each of these

impingers and connecting glassware to the
storage bottle.

8.2.2 Repeat this procedure for the alka-
line impingers and connecting glassware
using a separate storage bottle. Add 25 mg of
sodium thiosulfate per the product of ppm of
halogen anticipated to be in the stack gas
times the volume (dscm) of stack gas sam-
pled (0.7 mg per ppm-dscf).

NOTE: This amount of sodium thiosulfate
includes a safety factor of approximately 5
to assure complete reaction with the
hypohalous acid to form a second Cl¥ ion in
the alkaline solution.

8.2.3 Save portions of the absorbing re-
agents (0.1 N H2SO4 and 0.1 N NaOH) equiva-
lent to the amount used in the sampling
train (these are the absorbing solution
blanks described in Section 7.2.2); dilute to
the approximate volume of the cor-
responding samples using rinse water di-
rectly from the wash bottle being used. Add
the same amount of sodium thiosulfate solu-
tion to the 0.1 N NaOH absorbing solution
blank. Also, save a portion of the rinse water
used to rinse the sampling train. Place each
in a separate, prelabeled storage bottle. The
sample storage bottles should be sealed,
shaken to mix, and labeled. Mark the fluid
level.

8.3 Sample Preparation for Analysis. Note
the liquid levels in the storage bottles and
confirm on the analysis sheet whether or not
leakage occurred during transport. If a no-
ticeable leakage has occurred, either void
the sample or use methods, subject to the ap-
proval of the Administrator, to correct the
final results. Quantitatively transfer the
sample solutions to 100-ml volumetric flasks,
and dilute to 100 ml with water.

9.0 Quality Control

Section Quality control measure Effect

11.2 .................................... Audit sample analysis .............................. Evaluate analytical technique, preparation of stand-
ards.

10.0 Calibration and Standardization

NOTE: Maintain a laboratory log of all cali-
brations.

10.1 Volume Metering System, Tempera-
ture Sensors, Rate Meter, and Barometer.
Same as in Method 6, Sections 10.1, 10.2, 10.3,
and 10.4.

10.2 Ion Chromatograph.
10.2.1 To prepare the calibration stand-

ards, dilute given amounts (1.0 ml or greater)
of the stock standard solutions to conven-
ient volumes, using 0.1 N H2SO4 or 0.1 N
NaOH, as appropriate. Prepare at least four
calibration standards for each absorbing rea-
gent containing the appropriate stock solu-

tions such that they are within the linear
range of the field samples.

10.2.2 Using one of the standards in each
series, ensure adequate baseline separation
for the peaks of interest.

10.2.3 Inject the appropriate series of cali-
bration standards, starting with the lowest
concentration standard first both before and
after injection of the quality control check
sample, reagent blanks, and field samples.
This allows compensation for any instru-
ment drift occurring during sample analysis.
The values from duplicate injections of these
calibration samples should agree within 5
percent of their mean for the analysis to be
valid.
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